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Non-derivatization determination of residues of glufosinate, glyphosate and their

metabolites in tea and Huajiao pepper - Dispersive solid-phase extraction coupled
with liquid chromatography tandem mass spectrometry
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M AMEMPERE. EHREEARIRESNIFTELNE
DHEHEERESREEIE—REKRIEE

1 S

ARSCAFRIE T R AR T A SR ) (N- SR AL B (NAG )« 3 FE LI I 56 TR R (MPPAD )
B S AR G R CAMPA) D A7k B e 00 %) SPAF T 270 WA I A 285 4 5 A € T — 3 SR
RIARRT A T35

A IE F T2 R B s B IR A A A B B R A

2 HetsI A

B SCAT R PN 2 I S RIS 5 ) T R AR ST A DA AN AT D [ Ak e 33 H S R SO,
A% H IS I RRASE F A S AR H IR 5 SO, iR CREEITA e s EH 1A
XAt

GB 2763-2021 frihzc&EEbsUE AR 2y 5 Kk B R &

GB/ T 6682 4}HT 525 2 FH ZK WA AR I v
3 RIBFEX

ASCAFBA T BT e ARERE X,
4 JRIE

WRE B B . B H R A AR 10 ml ZK+10 mL 1%F - REHR L, St yEfEO)G, i
WL A 2 BERRANKET (C-MWCNTs) 43 HUE AHZE T Ak, Wi 28 I 38 A P (it A 0 28 e A
O TR I FH v ) B B AR A, ARy e o HT o

5 AN A

5.1 %

5.1.1 BRAESA W, o AUE- 2 HTaE 5, /KA GB/ T 6682 Ml —2K.
5.1.2 HiE (CH30H, CAS =: 67-56-1) , fhifaf,

5.1.3 H & (HCOOH, CAS=: 64-18-6) , fhiftaf,

5.1.4 ZJi% (CH3CN, CAS %&: 75-05-8) , faifali,

5.2 iRiRECH|

2.1 1%H R

5.2.2 0. 7%H &~
5.2.3 0. 7%HR-/K.

N N
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5.3 trEmMm

AR AR ) N- 2R B B (NAG)  3—F IR WL e (MPPA) , HiH ik A AU &
FLBRIR (AMPA) FOUARHEN, HAKME BS WIS A, 4l =98%.
5.4 FRAERIRBCH
5.4.1 FRAEMER®Z (1 mg/mL)

WERIARER 10 mg CREFAZE 0. 1 mg) ZArvE T 10 mL ERta 28 5, 400 B v fi o e K B 2,
B B R OAGBOR T, FCHIRE 1 mg/mL [ FRAE G S, T-18°C K Ll &6t A7
5.4.2 HELRK
5.4.2.1 HV (HED 1V K =1 1 mBbrrERE &, BEH% 10 pg/mL B R IEVR AR, H TS
I EIEF N

5.4.2.2 IV (HE 1V OK) =11 FkPaEAwEm, BeH 0. 1 pg/mL 5% 0. 2 pg/mL IR & H8
HE, IR &

RS

A REOEE: 10 ok, B2 EER T

2 BROAEBOM: IR LR ECR NI

.3 HZEBLLE: 50 mL, GBI NEM .

.4 QuEChERS LHI#FLAT: 5 mg HEMZEERAPIKE (C-MWCNTs) A% LR
5 THALIESL OKAHD ¢ 0.22 pm x 13 mm, PTFE CRIURZKE) M, 204 .
6 HEFFM: 2 ml, B AIGEIENIGM

5.

(&)

SIS IS S S
oo g g O

6 X85

6. 1.1 ATk A oA rmiss @ I8 (BSD .
6.1.2 ZrHrRF: JEE 0.0001g. K& 0.01g.

6.1.3 mEIEHHEE.

6.1.4 S ST KM

6.1.5 mEE LN FHEAKT 6000 r/min.

6.1.6 MRS

6.1.7 PWHds: HHEAMET 200 r/min,

6.1.8 H4liKHL.

7 REHE

7.1 iXEERlE

711 FESRIE AR GB 2763-2021 HFN % A MIRILE AT,  BURE R HAH SR HE BUE AT
7.1.2 TAEBUCR BT A M BR L2880, 73 BIRN Sl E A, mrde 2 O SRR e 78 0 A T
YN Ty i e

7.2 REEME
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R BRI A A AR, T 18°C UL R4 P A7
8 SIS

8.1 RILIE
8.1.1 $&H

FREL 2. 00 g CRERAIZ 0. 01 g) & 4r i ok BRAEAO UFE T 50 mL HZEELLH, A 10 mL
K, WABEIRET 10 s; A 10 mL 1%F - HBEA WL WieiR2) 10 s; §# & 30 min 5, 200 r/min 4%
$2HL 10 min, 6000 r/min B0y 5 min, £pib.

8.1.2 ik

M 1.5 mL _ByE W, 5% QUECHhERS & H L, W ligiie~) 10 s, 6000 r/min &50r 5 min;
B E35WGE 0. 22 pmx 13 mm ALuESk, ERCEET 2 L SRR, AR

8.1.3 EH|ERLERETIERR

PR 5 B MR it 1 A (A1 BARBL IR 2 R A SO 8. 1 8. 2 RLE HEATHREL. ¥ t, 193170
FE TR o 1) 25 11 A5 P Bl A ARS8 P ¥ n P TR VR A5 V9, T 71 0. 01 pg/mLL 0. 05 pg/mL+ 0. 10 pg/mlL+
0.20 pg/mL. 0.50 pg/mL. 1.0 pg/mL. 2.0 pg/mL (K3 FTICHCARAE TAE .

8.2 M=E
8.2.1 HHEBILESELN

8.2. 1.1 (oilikl: MBS FHMERZ M aiEA:, 100 mm x 2.1 mm (942) , 5 pm CRIAR) , =iAHY
E

8.2.1.2 yidhtH: AAHN 0. T%HEE-L M5 BAHA 0. T% 7K, JnahAHBh e IAE P W 1.
8.2.1.3 Ui#: 0.4 mL/min.

8.2.1.4 H: 40 C,

8.2.1.5 #EFEARL: 10 pL,

Rz RERBERRER (Vo + Vo)

fFfE], min WANAH Vs BNAH Vs
0.0~0.8 90 10
>0.8~3.5 90~15 10~85
>3.5~9.0 15 85
>9.0~9.5 15~90 85~10
>9.5~13 90 10

8.2.2 JRitSE&MK

8.2.2.1 ETFUH: HMIZHEFIH (BSD .
8.2.2.2 HHiA: B TFHH.
8.2.2.3 TR 325 C.



T/ISCPP XXXX—2025

8.2.2.4 EAMETHUiE: 7 L/min.

8.2.2.5 Zik#fJy: 241.3 kPa.

8.2.2.6 " IRSE: 300 C,

8.2.2.7 HAUiE: 12 L/min.

8.2.2.8 WAL (MR : MM, HE AR (1 mg/L) XEES FHEAT
4, RN BCE AR R, RBIBEE 1, WP RE R N s K T R, 1A SR
IR )5, ST Es 1, JER bbb s, RBVRAIE 7 25 7 R R v s, fRIEREA
SRR DHWNMREE TR e, KRAARISATEATEIAS 2 SOV I CAMRMD Z3 4. 5 A b4
(R OR B IS TRV RN BN 28 22 S SV I CAMRMD 554, 2 LB ¢ B

8.3 ‘RWltRETEZ

RRYEAL S E BEACLIN T ZEFEAD T 5 AR L ARBAN (il - BB A E . DA 5 B &4 e &
P B 1 o R % P OB T AR O AR AR AT L )3 o DL C e A S0 ok S R AR b, 22l bofE
LA, SRIBATREAA O R E . H VL BC b O BB o

8.4 THRE=
8.4.1 {REZHTE

BEIRAE R H ARl A €0 1 08 (1) L8 B ] 18] 55 A H I AR 1 € 35 06 (1 R B IS TRDAH LR A, ARG R 22 N AE &
2. 5% W

8.42 TFTEBF. THBTFRFEFEEL

FEAR AL S 2 A T BEATRE S i IS5 2 SRR, Y P €005 06 1) O B O 1) g B AR A — 20, JF HAEFTER
T 5 KA O L H AR S DR IR O e v 7 B L, DN ALEs LSRR A2 T T
17 HL A — Rt s, X E— e &4, A i B ER 2 A7 B AN 2 B2 L 5 BRI AR 24 AR
HER IR EE, JEARO i 25 AN 26 2 U AOVE I, I mTSAITAY: i 77 42 H AL &0

R2 EMNERBEXNETFFEELMNEARFRE

LR VS EER
FES B T >50 >20 £ 50 (&) >10 £ 20 (&) <10
SOFAR X 2 +20 +25 +30 +50
ARITIERIRRED) TR 8252 [ NV IR CAMRM) 5t (8 1% 141 .
8.4.3 F=E
HNBRTESE o

8.5 XHEARANE

R 5 UG FE R A AR IO R WU UG AN VB (18— T B A s DLOR B I R A0 S - R RE L
SEPE, DN 7 2 AR T P WA T A, A DA 0 A 24 P I I S St ) 2 0 e P
VO PN, R e Vi AR 0 R P REA T 4 17 A R S A T 20T

8.6 F4TiXIG
$2 UL b2 BB R FE BEA T P AT IR B0 5
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8.7 TRHIAK
BRAIAALESN, K 5E AR RN e 2 Bt AT AT 84 o

9 #£RtE

REETP AL SRR B e DU R B o o, P DL ST (mg/kg) Fon, 1EA0 (1) AR
(2) 4.

XD XY et ettt ettt e aea et eeentteeeraennenens

= aexm (D

B N (2)
m

A

o—RAFEH ISR B &, B = T T (mg/ke) s

A—— ARV P ke A T o L% P e T

Ag—hRUE AR Bl D40 1) I € 3 P e TR
p1—3EJIUCACHRVEE AR P g A (0 ik B, S o =2 e B (mg/L)

po—MIE S DT FC AR A it 206 o 75 380 10 SRE S e I P 1) o B R B, LA D 22 5 B T (mg /L)

v—RBUABE AR, AL ZTE (nl)
m— IR, AT () s

TR ER M TG 2 WIS IE 45 R FEAR P BIER R, R 2 AT, a3
KT 1 mg/kg B, TREA 3 A EF

10 HBEE

10. 1.1 FEEGVELMT, 2 ML e g Bdad ZEARTEEMEE (r) , UM C 1% C.1
I C. 2,

10.1.2 FEFHMMELMT, 2 ML e g5 B4 ZEARNTHRMER (R) , S0 C 3% C.3
I C. 4,

11 EHit

ASSCAE 70 M AU SR L IR E B, 2 LB %A
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Mt X A
(&R
BEigh. EHBMEERHMPELZIR. 4FX. CAS SFAEER

FOAR MR B AR R IS A FR . L CAS'TRTE SRR, ILERA. 1.
RAT EEE. EHBERERPIRRXER. 2FR. CAS SHEER

N Efi, mg/kg

4, B4 BT CAS ,

P 1ER

LR i Glufosinate—ammol/Lonium CsHisN;0,P 77182-82-2 0. 10 0.16

N- Wk e N-acetyl glyphosate (NAG) C7HuNOsP 73634-73-8 0.03 0.02
3- L fgs g Y 3-methyl phosphinicopropionic acid

. CHy0.P 15090-23-0 0. 05 0.03

FEA (MPPA)
TH Glyphosate C:HNOsP 1071-83-6 0. 07 0. 06
2 AL R Aminomethyl phosphonic acid (AMPA) CHeNO:P 1066-51-9 0.09 0.11
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Mt & B
(&R
BHivk. EHBREAR SR EREIEASZ MM (dMRM) &4

FOAR M T W S A ) DR B I TR AN B 5 2 SO I CAMRMD 464, ILERB. 1.
#*B.1 EEE. EEHBRREKREMARENEMNZSS RN (MRM) FH

e FHRE, Vo | AR, min REE T TET i RE Vv
LI 110 4.92 180 136/85/63 20/20/40
N- 2 It 2 4 75 7.99 222 180/59/136 15/25/15
3- LRI W FE A TR 70 6. 08 151 107/63/133 10/15/40
TH i 70 8. 68 168 124/63/150 10/15/25
8 P L I R 90 3.84 110 81/79/63 10/30/20
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Mt & C
(&R
BEENRRITE

C.1 ZRMESMMR (r) BERWAERC 1, EHELIER (r) ZRIKC. 2.
#C1 FMHEEMR (r

FEEMR (o
e h 4
0. 25 mg/kg 0.50 mg/kg 1.0 mg/kg
T I
2 N- LB i f
3 3— FH Sl 2 W 2 AT TR
4 TH i
5 o AL IR
FC2 TEHEEMR (r
FEMR (o
4
0.25 mg/kg 0.50 mg/kg 1.0 mg/kg
TR i

N- 2t i

3 FH LRI 2L N

EH B

28 LR

C.2 ZMHIPERR (R) ZERIWARC. 3, FEMUFFIIMEIR (R) ZLRIMLARC. 4,
#C3 FMBIUER R

T

dn

FROLPERR (RO

A
0. 25 mg/kg 0.50 mg/kg 1.0 mg/kg

B

N-Z B

3 FRIL IR M3 N 1R

BH B

Q1 | &> | W | DN

PR

FC.4 TEHBIMR (R

pur

Jdo

FFILPERR (R)

4
0.25 mg/kg 0.50 mg/kg 1.0 mg/kg

L

N- 2B
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